Under argon atmosphere iodosylbenzene (PhI=O, 3.6 g, 0.016 mol) and 2-trimethylsilylethanesulfonyl amide (1.5 g, 0.08 mol) were added in small portions over a period of 2 h to a stirred mixture of 2-tert-butyl-5-methyl-4H-1,3-dioxin (1.6 g, 0.010 mol), rhodium(II) acetate dimer (Rh 2(OAc)4, 0.04 g, 0.009 mmol), activated molecular sieves (3 Å, 8.0 g) and MgO (2.0 g) in 40 mL abs. acetonitrile. After stirring over night, the product was filtrated and washed with 100 mL of ethyl acetate. After evaporation of the solvent the crude material was purified by column chromatography yielding 1.01 g (0.003 mol, 37 %) of a pale yellow oil (one diastereomer according NMR data). For obtaining crystalline material the oil was recrystallized from light petroleum to give colorless crystals.
Discussion
Rhodium(II) acetate catalyzed reactions of 4H-1,3-dioxins with iminoiodanes afford in an insertion reaction the corresponding aminated products [1, 2] . The reactions of in situ generated iminoiodane PhI=NSes (Ses = SO 2CH2CH2Si(CH3)3) [3] with rac-2-tert-butyl-5-methyl-4H-1,3-dioxin led to the title compound as a single diastereomer according NMR data. The crystal structure was determined to establish the relative configuration. (5) 
